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Abstract 



The process for peparing a medical heterocyclic compound, tetrahydro- 
carbazolone derivative features simple method, shorter preparing period and 
mild reaction condition. 
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Chinese Patent 94103369 (CN 1 107474A) 
Examples: 

1 2 g compound II (R=CH3) was dissolved in 50 ml acetic acid followed by 
addition of 0.6 g paraformaldehyde, 1.6 g compound III and a bit of dimethyl 
amine or its HC1 salt. After reaction for -20 hours, reaction mixture was 
concentrated and extracted with ethyl acetate. 0.7 g product was obtained which 
was recrystallized to give a white crystal I (mp 230~232°C). 

2 Step(l): 5 g compound II (R=CH 3 ) was dissolved in 75 ml ethanol followed by 
addition of 2.2 g paraformaldehyde. Mixture was refluxed for 2 hours and 
concentrated to obtain 6.7 g white solid, compound IV (OH compound). The yield 
was 98%, mp. 90-94°C. 

Step(2): 5 g compound IV (OH compound) was slowly added to SOCh under 
cooling with ice water and completed within 20 min. After further stirring at rt for 
1 hour and refluxing for 15 min. it was concentrated in vacuum. After treatment 
with 50 ml acetone 5.4 g off-white solid compound IV (CI compound) was 
obtained Yield was 73%, mp. 144-148°C. 

Step(3): 5.2 g compound IV (from step 2) and 8 g compound II were added into a 
solution of 1 .44 g NaH in 40 ml DMF at the temperature of 60°C with stirring. 
After further stirred for 6 hours, mixture was concentrated to obtain crude product 
which was recrystallized in methanol to furnish a white solid I (1 .2 g). 

3 6.68 g compound IV (HC1 salt? from step 2?) was added into a solution of 2.5 g 
NaH in 50 ml DMF at the temperature of 60 °C with stirring. After further stirred 
for 0.5 hours, 8 g compound II was added and further stirred for -8 hours. 
Obtained crude product was recrystallized in methanol to furnish a white solid I. 
mp. 231-232 °C. 

4 8 g compound II was added into a solution of 1 .44 g NaH in 20 ml DMF. After 
further stirring for 1-2 hours, a mixture of 6.68 g compound IV HC1 salt (from 
step 2) and 3.5 ml triethyl amine were added and further stirred with heating for 
10 hours. Concentration in vacuum obtained product. 



